1/1 



(19) 




(1 1) Publication number 06154591 A 



Generated Document. 



PATENT ABSTRACTS OF JAPAN 



(21) Application number 04332446 

(22) Application date: 1 8.11 .92 



(51) Intl. CI.: B01J 20/00 COIN 30/48 



(30) Priority: 

(43) Date of application 
publication: 

(84) Designated 
contracting states: 



03.06.94 



(71) Applicant: TOFRAY DOW CORNING SIUCONE CO 

LTD 

(72) Inventor IWAI AKIRA 

SHIMAZU SHOGO 
UEMATSU TAKAYOSHI 

(74) Representative: 



(54) OPTICAL ISOMER 
RESOLVING AGENT AND 
MANUFACTURE OF THE SAME 

(57) Abstract: 

PURPOSE: To provide an optical 
isomer resolving agent having good 
resolving power for a mixture of 
various kinds of optical isomers and £ 
method for making the agent. 



CONSTITUTION: An optical isomer 
resolving agent is composed of an 
inorganic laminar compound (A) 
selected from sodium hectolite. D- 
zirconium phosphate, and 
hydrotalcite and an optically active 
organic compounds (B) having an 
asymmetric carbon atom linked to a 
catlonic or anionic group selected 
from (R)-1- phenylethylamine 
hydrochloride and sodium (S)-1- 
phenylpropionate. The optical isomer 
resolving agent characterized by 
containing the organic compound (B) 
and the optically active organic 
compound (B) having the asymmetric 
carbon atom linked to a cationic or 
anionic group are intercalated 
between the layers of the inorganic 
laminar compound (A). 
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(B) (R) - 1 -7x-;l'X^;l/7'5>iBK«. (S) 

- 1 -:^7^;l/X^;l/r=>'ie^;^, (R)-l-7x 

nmt-r^ yt^mawi^mmis a u' (a) mmmmit-avs 

Ho 



m^m 1 ] (A) mmmmt^^ (b) * >tts ^ 
(A) Mtiei^ft^^o^F^ fc^ (B) ^mit-^^^^^-r 5 

Cli5R«2] (A)M®g«{t^!a(c(B)A^;t>14St 

itmm 3 ] (A) ^^(D-^^ ly^mnmif^ 0 . 1 5 u 
g a±Tfe 5 c i: i: -r 2 mw.(Dyt 

[000 1] 

[0 0 0 2] 20 

^-(o^^m9cmc^MtE^ryt^^m-r^:^ii ; (3) 
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[0 0 0 3] UA^L. ±ia(1)^«W»glffi. (2)M5feB^B 
[0 0 0 4] cntC^LT. ±lE(5)^^«jg;SrW-r-5 

S^Wt^^^^>'$'—ijU—iy3> (intercalatio 50 
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S [-rv:^-— •v^' -y^XhU— (Inorganic Che 
mistry) , 2 5#. 5 5H. 19 86^]o 
[0 00 5] LA>L, >'yASf*A^P.i&-57t^Mttf*» 

[0006] 

[0 0 0 7] -r^ta-^s :^?%m(r)smi. ^mcD^^m 

[0 0 0 8] 

[0 0 0 9] liCiblc. 2^fgW<^»7te^S14(*»9JSinco 
[0 0 10] *fgB^07t^S14<*:«-SiJSiJa. (A)fi!t5><D 
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COO 1 1] (A)fi)c^tDi4i^a. ittci5g^^n-r\ ^<d 

*'ffinSCi:*>e>, 1 0~1 000;^-y~>^ (mesh)® 

m.%^m-r^miK^v$>^cttim^L\,\ ^tz. (a) 

^>3Si^^M (ion— exchange capacity) ti^O. IS. 

[0 0 12] (B)is.^(Dmm{t^mi. (A)i&^(ommic 
ti^^m^iii^mm^ii^t^rcit<Dm^TS>^o (b) 

e e (X:^;/^:^^— jg^H : enantiomer exess : e 

e) i:a±-v^^o ^fc. (B)is,^<ommiimcmm-^n 
[0 0 13] (A)m^t>'^:^'f-^>^^ii(Dmmmmt^ 

(B)^5i-0*Wt^tli:LTmf*WtcJ*> (R) - 1 - 
y3L-/\^3L^)]/7>'e-l7L.^tzlt (S) -l-7xr: 
;l/X^;l/7'>*r:'J'A. (R) - 1 - h 'J;l/X^;l/Z> 
^rx-i^A^fcti (S) - 1 -M);l/x^;l/7>tx'i7 
A, (R) - 1 — :^7^;^x^;^7>'^^x>>AS/-c^i 
(S) - 1 — :>-7^;Ux5^;bT>'txH7A, (R) - 
2, 2' -v'7>t-"J'A- 1 , I' -tr:>-:7^;l/Sfc 
(S) -2. 2' -->"Z>tx>i7A- 1 . r 

^;l/X7.-r;l/*^^>, L -7xx;l/T^x>x^;l/X 
X-r;l/*^:4->. L- hU:/h7r>';<^yl'XXT-yl'* 
L-a-i'5/>'X^;I/XX-r;l/A^:i-:/, L-^ 
a>':yx^;l/x;^T-7l/:^>^;*->l|OT ^ 7 ^XXt^;!/;^? 



[0 0 14] ^tc. (j<)m.^tf'7-^y^^^<Dm.mm 
mt-^X'$>^m^. (B)«5i-©*«ift^i:bT{±. 

mit^^mmt^ciii3mie.\^<. co^ff^ li/>(b) 

fi!t5J'<0*®fb-&!|ai: LT^^Wtca. ( R ) - 1 -7 X 
-)\^X.=f-)\/i3f\,:¥.>Wr=.:^>t^tcii (S) -l-7x 
x;l/i^;b*/l/:}0^7x>a->, (R) - 1 - hU;l/X 
g^yUAyl/^Og^rx;^-^^/;:^ (S) -l-hy;l/x^ 
;b*;l/#>i?7x:t:^. (R) - l — f 7^;I/X^;l/* 
10 yl/dOHrx^t^S/iti (S) - 1 -:^7^;^x^;l/7!J 
;bdOK7'x:t >KZx;t >A<fflJ^5 n 

[0 0 15] i^jrtC, *^?B©it^S14ft:5i-SiJ?nJ©©iS 

[0 0 16] i^m^mwtys'mi. {kmrnmrnt-^^ 

\C (B) * S a Tx;f >1£Stc!^^-r 5 ^5§r 
[0 0 17] *fgB^©S3g^aT'^^ffl$nS. (A)fi)t5i- 

*(A)fiSc5J-to.^^il«{t:^!|^i:bT^(*e^(c{i. t^-e 
[0 0 18] ^tc. :$:mM(ommy3rix^m^ti^. 

T'fentfmcffi^Snt'. C«*3:5:(B)fiE^^'©*ffifk 
LT^<*6^t«. (R) - 1 -7xx;l/a:^;l/7 
s.>mM^^rci,t (S) - 1 -7xx;l/X^;l/7^>iI 
Kifi, ( R ) - 1 - h U ;l/x^;l/T 5 >A«i?iS * fcfi 
(S) - 1 -hUybx^/l/T- >*^SEiM, (R)-l 

-i-y^)\^x.=f-)\,T^>mmi^rcit (s) -1-^7 
40 f^;i/x^;i/7'5;yffl^ie. (r) -2, 2* -j^T^y 
-1, 1' -lf^7^;l/i^^iSSfc(i (S) -2. 2' 

-v'T^y-i. r -ti■:^7g^;^i^Ki^^<o#^7> 
^^■i'AiS, D-7xx;i/yu->>'^^;i/xxx;i/iSSE 
ig. L-^xxyl/r^xvx^^l/XX-ryl/igKig, L- 

^;l/XXx;Uigi^i^. L-^D>'>x5^;l/XX-r;l/J^S! 

•So 

50 [0 0 1 9] *feB^«iaji73ffiti:*5V>T, Wf&i^t(B) 
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m<Oifim^i)'^®tl^Ctiy'P>. 1 0~1 00 0>«y->iL 
(mesh) (D^SS*#-r ^ie«!^TfeS C fcA'jff t L^>o 
t . (A) !S.^(Omm tc (B) »C ^' > ^ - U- 

iyay-r^CtifTt^Cti}^^, (A)fiSc^<D-Y;i->'3:g 
(ion— exchange capacity) A^O. iSU^fi 
(meq)/gW_hT'&^C 

[0 0 2 0] *|gWOS/jfi7^a^c^5^.^T. (A)fig^{c(B) 
i -:/akf;bT;l/=i-;l/, n-:/atfy1/y 

[00 2 1] trc, *fgB^(DSijg73ffitC*5V^T, JgiS^ 
«1^{cPS^$n-r\ W$L<«, ^rg~l 5 0°CcDiEEE 

t) . (A) fi)t^(D^«iJn*c{t;^*atc (B) m.^<Dmmit^ 

[0 0 2 2] :^mm(Dy&^mitt^^mmii. {tOfS.^<o 
sfeifCTt^stt^G: i.B)m.^nmmt^m^^mt^ c t 
^^mt-r^<Dr\ (B)fiE»i:LT, ^mictf^-t^yt 

-7x— ;bJi^;l'7'5>, 1 -757-3 -^^-'b'N^^ 
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3. 7 ^ ^» >- 1 3-:^^iW> 

[0 0 2 3] ^fc. ^^mn^^mi^ii^^mmii. m 
[00 2 4] ^mmn^m^^vi^i^mm^nmmicii o 

[0 0 2 5] 

[*)56«?iJ 1] 200ml<03^l7^Xntc, n^ti^^ 1 
20 0 0;><>vS/i (mesh) J^T-PfeO, *^;i->32mM*<*^ 

0. 8 8 5'JS«(meq)/g7a&5:^hUt7A'N^ 
f'hS. Og^^Ab. I':t>3:e^7i<$t)l OOml^Srio 

5Ci;^6iigL. :^^l/^T% J^^lisefig 9%e eO (R) 
- \ -y :c.-?V:r.^JlTZ>i^mi^O. 6 3g(D5ml 

i&^mm^m\^^zm^mmu *Sf5<D (r) - 1 -y 

SSiSLTV^S (R) -\-y3.-)\^x.=f-)VT^>mM 
30 iS*^< feii^ -f-n^m 0 0~2 0 Om I(D'f:i->32 

[0 0 2 6] C(O^^Stt»»fJ§'J<07t«^^«ffi«. 
^4. 2 9%. mmo. 5 1%-e^c/co $/c. C(D% 

1. 2 3 nmJ;t)A#<^^T*5'3, A5^:^->3^^tC<fc 
-/O t)'^^' h^'i' hO^^fC (R) - 1 -:7x:=:;l/X^;l/7 

> ^ r:. 'i' L T 1/ > 5 C i: A^EilS $ tl fco 
[00 2 7] i^€tC, 7^-y^a(C<fef9. CWJt^Sttf* 

(Diil3t?fe5o 5 m 1 ©■9->:/;l/Jgfi:. C©Jie^S 
tti*5i-fiJ^iJ 1 . 1 5 g^ilt}. ^Clcx-:h>5=-*v-ii 
(enantiomer exess ;ee) If'^WhX^XX. 9% 
eeT'fei. (R. S) - 1 -7xx;l/X^;l/r5><0^ 
2 . 7 5 X 1 0-2mol/U -y h;U(Diia 

©^y^D^^^^tv^fge. oog^^/jDL, SrST-s^i- 
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^^6**^5 6. 3%e eT**ofco X:h>^;^-T-iiM 
ack CP-Cyclodex jS 236M. 50mx0. 25fnm) TiBJ^^fT 
[00 2 8] 

immmz^i zoom i to3^:7^xntc. mmtmi 

OO^yiy:r (mesh) tlTT^feD. 

>fh5. Og^SAL. 'Y^>^^7j<)^l 0 Om i ^to 

(S) - 1 -:^:7^;l/X^;l/7'^>fflS^ieo. 8 3g<D 
l£fK^iSffi^fflV^T®?liiiiL. tIcS/S^O (S) -1- 

^m^mLTi^^ (s) - I —ryf-^vx.^jvYB.yiu 
®f«^i^</c46. ^n^^n 1 0 0~2 0 Om 1 (D-r^> 

[0 0 2 9] c<Dyt^miiw^mm(D7im^mimt. m 

me. 4 0%. ^^0. 6 4 %T'fe-::?/Co ^fc. C(D^ 

K^K>^'^ h'y^ V(Dmm\^ (S) -l-^:7^;l/x^ 
;l/7 «^ A;b^^^^ L T V > ^ C ^ Tb^Silg^ n/co 
[0 0 3 0] /^^y^ffitCcfct). C(D)te^S1ttt 

fe^o 1 5m 1 to-9->7';l/)Stc. cl<D7fe^S14{*^^SiJ^iJ 
1. 1 5g*^D. ^CKiXL-j-l/^^-^—mmm. (enan 

tio-mer exess : ee) S LT 1 . 9%ee-efe^ 
(R, S) - 1 -^^x-^l/X^^bT^^OTt^Stti*?! 

^^«3 2. 7 5 X 1 0-2mol/U h;bCDaa<73>^^D^ 

4--9->^?K6. oog*}s*pu m^x5^mnm^\^ 

^:^-T-}aSJa;grSiJ^Lfc^C5. S {*c07fe^J4S3?)^ 7 

4. 0%e e-efeofco X-:h>'^:t'T— ji^MCDiHiJ^ti: -/o 

^ n V h ^''-^ :7 ^ — (ij^L.: Chrompack CP-Cyc I 
odex p 236M, 50m X 0.25mm) TiiJ^^tf o/cio 
[0 0 3 1] 

i^^msl 2 0 Om 1 CD3ft >'^XntC. a*?b^)^8 
0?^-yiyzL (mesh) t:^T-e^O. ;?7^^>32^«?b^^^ 
6. 2 7^^J^«(meq)/gTfe'i»y-'J>'^v^7^3- 
'i7^5. Og^^lSAL. W';i-vS^7j<$^l OOml^SriP 

^Ct^mmL. :^1/>T\ 7t¥*$jg9 9%e ecO (R) 

- 1 - :7 X - ;I/ai^7l/T ^ 5 0 g ^SA @ 50 



ffi^ffll^^TSJ?lffligL. (R) -l-:7xx;l/ 

LTl^^ (R) - 1 -:7xX7l/X^;l/7'^>ig^S^I^ 
<fca6> ^n^ni 0 0-2 0 Om I (7D-r;i'>3^^7j<. 

x»>A^>^U:^y7l/C)Ao/cf='i>y-^— ft'tcAn. M 

[0 0 3 2] c(D^^n^i^^mm(07x:mi^mm(^t. m 

ms, 2 0%. g^l. 0 9%Tfe-3/co ^/c. CcDt^ 

8 3nm-efe0. IgJ^TfeS y -U >K':^;l/nxij7A(D 
JgffiP^PSl. 1 7 nmcfct)A#<^oT4oO. ;^^:^->' 
3^^tcj;t). y-U>S^>^7bzix'>i:.tDHP^tc (R) - 

[00 3 3] mii^'^vi^h^^^y^-ic^o. 
mmy5m±^k<Dm^v&^o rtS4. omm. s^i 5 

>^07 V-;l/-\^-9-V}g?S«:SP^Jgj®^ LT. (R, 

S) - 1 ->'xx;l'X5^;b7';b:n--;l' (Ri^O. 6%e 

5^gni?si. 0 3T5^gt-r^c^3b^T?§/co 

(Dmmi±SW4 S. 3%e eXh-DfCo 
[0 0 3 4] 

[^fiE^j4] 2 0 Om 1 C03^>''^Xn(C. m.mtm i 
O^yi^iL (mesh) tXTT'feD. T-:t>32^S*^*^ 
1. 6 O^USa(meq)/gT'fe^7^-rKa^7l/■9--r h 
5. Og^SAL. -r:t>3^i^7j<^l 0 Om 1 ^Ap^. 

t^mmL^ :^^V>T% Tt^SseSA^O 9%e eJ.:t±aD 
(R) -l-y:r.-;Vy'a\^:t>mi'hV^l.5g^i^ 
AL. Sfi8 0T:t:\ 3^Pe1SiS^tT-p/co -^i^f^. S 
iCfffi^itat^rfflV^TgR^lifjiL. (R) - 1 - 

hmmic^m&mLxi^^ (r) - 1 ->'xx;1/7'p 

tf:t>i?-^hU^A;^^</-c46. ^n^ni 0 0-20 
Om 1 0^:t>^jS7K x^y^;l/Tgt?^L/c:o 

[0 0 3 5] coT^i^sttf^^i-fiMijo^^^^^ififflfi. m 

^ 1 8. 3 1 %. g^2. 1 3%Tfe-:p/co t/c CCD. 

1. 4 2 nmTfet). ig?4T-$>^7N-r KD^;l/-9--r 
iSffiP^PiO, 8 0 nm<fcOA^<^oT4oD. Tx^> 
^^tcj:0> 7W Kn^;l/-9-^ hfOSPelti: (R) -1- 
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[0 0 3 6] >'^^y^?4Jc^D. C(D7t^^14» 

1, 1 5g*h0. ^CtCX-^-V^:*-^-!©** (enan 
tiomer exess ; e e ) t*^ LT 0 . 6 % e e 
§ (R. S) - 1 -:7x-;l/X^;l/Z;l'n-;l/C0^^S 
14t*ll^!ai2. 7 5X1 0-2mol/U *y h;bc0i8fic0S/ 

ffl'J^(i:^^X^nThi7-^>'^— ; Chrompack C 

P-Cyclodex p 236M. 50m xO. 25mm) TffliJ^^fTofco 
[0 0 3 7] 

[J:l:«?CTl] 2 0 Om 1 cD3^:7^X3tC. fegrTb^'l^ I 
0 0p<^y>':3. (mesh) l^TT'feO. 
0. 8 8^U^a:(meq)/gT$»^":^hU»>i:.^<> 
^h 5. 0 g^iSAL. -f^>3Sg|7l<)^ 1 0 Om 1 ^iP 20 

^Ct^mmL. :k\^^r\ ^^mm9 9%e e(D2~y 
xx;l/x^;l/T^>JeK«l. OOg^&SAL. SfiS 

ot:T\ 3NFrB^SiS^fTo;^co ^^t:)?^. Si^;?g^i3iJSfi^ 

fflV^rgS^litiiL. *SiS^0 2->'xx;l/X^;l/7'^> 

«s^«*5J:r/^^ h^-r hssjc^&aeRSLTi/^^ 2 - 

:7xx;l/X^;b7^>Jg^^^^</'c46. ^tl^tt 1 0 
0-2 0 Om 1 iD^^>^^7K x^y-;l/-egt}^L 

s/^-^-tt'tcAn^ ^iST— ^MEEg:j^LT. mm^ so 
[0 0 3 8] c(o9m^^ h'y^ v(D7tm^m\mt. m 

fill. 2 3 nmJ:»:)A^<*-:?T4oD. 

hO®fe^tC2-:7xx;l/X^;by^> 




6- 1 5 4 5 9 1 

10 

im.m'^^^ L T I ^ c i: $ n /Co 
[0 0 3 9] cKoia^^^h 

hco7t¥Mtti*5i^fijftg^fF(ffiL/co wmiimrJK(o 

ilOT'fe^o 15ml a)-9->7';l/}fi(c. c^oias-N^ h 
^-fhl. 15g^i:D. ■^C^CX:^>^;d-T— ii^Ji 
(enantiomer exess ; e e ) S LT 1 . 9%e 
eTfe^ (R, S) - 1 ~:7xx;l/X^;l/7'^>t07t^ 
S14<*il'&^2. 7 5X1 0-2mol/U ^y h;l/(DiigtO 
S/^D-\^-tt>^fK6. 00g«:^*nL> ^ST5i>» 

(7)x-:h>^;^-s^-}g^M;&iiJ^b/ci:C5. Sf*c07t^ 

^5i^iiJtgA'^i&V^c:^*^HI^,$n/c:o x-^v^^i'V-iaSJ 
aoffliJ^ti;9'X^nvh^-^:7^— ; Chrompac 

k CP-Cyclodex /5 236M. 50m x 0. 25mm) TiS'J^^tTo 
/-Co 
[0 0 4 0] 

O^^Ht^lb^ftcDgPeltc (B) ^^i-^TD^^fb^l^^^W 

[^ffitDffi#^iK0^] 

[0 1] :^mmft^n^v^i^mm(ommK^m\.rc. 

(R, S) - 1 -:7xx;l/x^;l/T^>^D;«'X^ovh 
^•^>^^•\'-^■efe§o 

[02] *SSfi?iJlTPlib/c7^^Stti*»9JSiJtCcfc0 7t 
^^i^fiJLTt#^n/citfK<D;^^X^'a-e h^-^y'^^- h 

[0 3] ^ffi^iJ2T^ilSiL/c7t^M1fti*5j^fiJS«cj:t)7fe 

(R) : (R) - 1 -yxx;Vx^;l/7'^>f7)e-^ 
(S) : (S) - 1 -^xxyl/X^yl/T^Vcoe-^ 
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I I r— I 1 1 1 1 ■ I 1 I I 

80 35 40 
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■ I I I ■ 
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CRETBNTION TINE Coin.)] 
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